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AB A process for the purification of a crude propene oxide 

containing methanol and acetaldehyde by a continuously operated extractive 
distillation in a distillation column having a feeding point for the crude 
propene oxide, comprises the following steps: (a) 

feeding an extraction solvent to the distillation column at a point of said column 
above the feeding point of the crude propene oxide in 

an amount effective for lowering the volatility of methanol relative to the 

volatility of propene oxide; (b) feeding a compound 

containing an unsubstituted NH2 group and capable of reacting with 

acetaldehyde under the conditions of distillation to form compds . with a b.p. 

higher than that of propene oxide to the distillation column 

at a point above the feeding point of the crude propene 

oxide or admixing said compds. with the crude propene 

oxide feed"* to -the distillation column; (c) withdrawing a purified ^ 



propene oxide from the distillation column at a position above 

feeding points of the extraction solvent and the compound containing an unsubstituted 
NH2 group. The purified propene oxide contains less 
than 100 ppm methanol and less than 100 ppm acetaldehyde . 
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A process is described for the purification of a crude propylene oxide containing 

methanol and acetaldehyde by a continuously operated extractive distillation 

using an extraction solvent lowering the volatility of methanol and feeding a 

compound containing an unsubstituted NH2 group (e.g., hydrazine) 

capable of reacting with acetaldehyde to a distillation column at a point above 

the feeding point of the crude propene oxide to give a 

purified propylene oxide containing <100 ppm methanol and <100 ppm 

acetaldehyde. A process for the catalytic epoxidn. of propylene that 

includes this purification stage is presented. 
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tert-BuOH* (120 ml) is stirred 48 hr in a closed vessel at room temperature with 
0.2 mole Me2rJNR2 and 0.2 mole propene oxide. The * 



product is cooled in an ice bath and saturated with HC1 to give 

MeCH (OH) CH2N+Me2N-H . Similar compds . are prepared from ethylene oxide and 

other asym. substituted hydrazines. 
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of the methyl lactolide of methylbenzoylcarbinol (1 -methoxy -1 -phenyl -1- 
propene oxide) 

AU Temnikova, T. I.; Kropacheva, E. N . 
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AB PhCOCHBrMe (32 g.) in Et20 treated slowly with a suspension of MeONa (from 
10 g. Na) in Et20 yielded 10 g. 1 -methoxy- 1 -phenyl - 1 -propene 
oxide, Ph(MeO) C.CHMe.O, b4 63-5°, d419 1.0521, nal9 

1.49604, which polymerizes on standing (mol . weight doubles in 24 hrs . ) . The 

product (0.5 g.) treated with 1.5 g. PhNHNH2 in EtOH containing a little AcOH, 

heated 0.5 hr. on a steam bath, and let stand overnight gave 0.45 g. 

PhC(:NNHPh) CHMeNHNHPh, m. 126° (from EtOH). Heating the oxide 

with H2S04 in all dilns. gave mostly tars; with 5% H2S04 there was 

obtained a very low yield of a solid, m. 208° (C20H2404) , and 

phenylacetylcarbinol, bl2 120-1° (semicarbazone, m. 189°) . 

Addition of the oxide (8.5 g.) to 5% H2S04 preheated to 80° and 

stirring 1.5 hrs. on a steam bath gave 3.43 g. methylbenzoylcarbinol, bl.5 

83-5°, nal9 1.54571 (forms a semicarbazide, m. 230°, 

on prolonged standing with the reagent) . Reaction of this hydrolysis 
product with PhMgBr gave 1, 1-diphenyl-l , 2 -propanediol , m. 91-2° 
(from petr. ether), which gives Ph2C0 on chromic acid oxidation. Addition of 
3 ml. 3% MeOH-HCl to 0.5 g. oxide gave, after vigorous action, 0.3 g. 
2, 5-dimethoxy-2, 5-dimethyl-3 , 6 -diphenyl -p-dioxane, m. 251° (from 
C6H6) . The nomenclature of olefin oxides and lactols is discussed; the 
use of the prefix cyclo for the ring forms is urged. 
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An aqueous hydrogen peroxide solution containing (i) <50 wppm alkali metals, and/or 
alkaline earth metals, (ii) <50 wppm of amines having a pkB of <4 . 5 (ammonia 
or hydroxylamine) or the corresponding protonated compds . in 
total; and (iii) at least 100 wppm anions or compds. that can dissociate to 
form anions in total, where the wppm are based on the weight of hydrogen 
peroxide and the concentration of hydrogen peroxide is >50% by weight based on the 
total weight of the hydrogen peroxide solution The hydrogen peroxide solution is 
produced by hydrogenating a working solution containing at least one active 
anthraquinone compound and at least one organic solvent, oxidizing the 
hydrogenated working solution to form H202, extracting the H202 with water, 
stabilizing the aqueous solution, concentrating the solution, drying the working solution 
after extraction, and regenerating the working solution using alumina. A process 
for preparation of said hydrogen peroxide solution and the use of said solution in a 
process for epoxidn. of olefins is also disclosed. 
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methanol and acetaldehyde by a continuously operated extractive distillation 

using an extraction solvent lowering the volatility of methanol and feeding a 

compound containing an unsubstituted NH2 group (e.g., hydrazine) 

capable of reacting with acetaldehyde to a distillation column at a point above 

the feeding point of the crude propene oxide to give a 

purified propylene oxide containing <100 ppm methanol and <100 ppm 

acetaldehyde. A process for the catalytic epoxidn. of propylene that 

includes this purification stage is presented. 
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